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(2) The filtrate from the pure silica is added to the main
filtrate and washings obtained from the^insoluble residue. These
combined filtrates contain all of the calcium, magnesium, iron,
and aluminum. A slight excess of ammonia is added to the
nearly boiling filtrates to precipitate the iron and aluminum. A
little paper pulp is well stirred in; the hydroxides are filtered
off; washed with water; redissolved, and precipitated as before
to insure the complete separation of the calcium and magne-
sium from the iron, etc. The reprecipitated iron, etc., is washed
free of chlorides with water and ignited to a constant weight in
a platinum crucible as Fe2O3, A^Os and calculated as such to
percentage.
The filtrates from the double precipitation of the iron are
combined, evaporated to 600 c.c., heated to boiling, and the
calcium is precipitated with 50 c.c. of a saturated solution of
ammonium oxalate. This amount of oxalate is added not only
to precipitate the calcium but to insure an excess of the oxalate
in sufficient quantity to hold the magnesium in solution as the
latter is soluble in an excess of the oxalate. When magnesium
is present in considerable quantity, it has a decided tendency to
precipitate some time after the oxalate is added, forming crusts
of magnesium oxalate. To reduce this formation to a minimum,
the excess of free ammonia should be small. Do not boil the
solution after the ammonium oxalate has been added. Always
redissolve and rcprecipitate the oxalate of calcium as described
in the method and in the way just given, avoiding much excess
of free ammonia.
The oxalate of calcium should stand for at least several hours
when it is filtered off, after mixing it with considerable paper
pulp. Wash it with oxalate water (5 grams of ammonium
oxalate dissolved in 500 c.c. of water) until the washings, acidu-
lated with a few drops of nitric acid, fail to give a reaction with
silver nitrate. The calcium oxalate, to insure against the co-pre-
cipitation of a portion of the magnesium, should be dissolved
in HC1, the filter thoroughly washed and the calcium reprecipi-
tated as before, this time adding 25 c.c. of the ammonium
oxalate. The reprecipitated calcium oxalate is filtered, washed,
ignited, and finally blasted to constant weight as calcium oxide,
which weight multiplied by 1.7847 gives the equivalent weight
of calcium carbonate which is calculated to percentage as such.